General Procedure for CSM@Cu 0 Catalyzed Borylation of α,β-Unsaturated Acceptors in Aqueous Media In a sample vial, acetone (0.5 mL) and H2O (0.5 mL) were successively added to a mixture of CSM@Cu 0 (3.8 mg, 1 mol %) and B2(pin)2 (60.9 mg, 0.24 mmol) under air. The reaction mixture was stirred for 0.5 h at room temperature, followed by successive addition of substrate (4) (0.2 mmol).
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After stirring for 8h at room temperature, the reaction mixture was filtered and the filtrate was extracted with EtOAc (20 mL) three times. The combined organic phase was concentrated under reduced pressure and the residue was dissolved in THF (1 mL) and H2O (0.5 mL). Excess amount of NaBO3•4H2O (244 mg) was then added and the mixture was stirred at room temperature for 4 h. The aqueous layer was extracted with EtOAc (20 mL) three times, and the combined organic layers were dried over anhydrous Na2SO4. After concentrated under reduced pressure, the crude mixture was purified by preparative TLC to afford the desired product 6. All products are literature-known; obtained analytical data is in full agreement with reported data. 
